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*«,*>Ttt*<. W^x^o-f K*8BW±. OflttOA 

«* • JHMMt?fc*«IlfimWIMfc*o'0**. ft 

h^-f MR6fc:W*»^-^>** <*Jl|*E.M%K. 
27 [stvple 16] 597-602, 1 995, 
74. MfRfttt. 27 [supple 16] 603-609. 
1995) . TMr-tt*J»«*«e*I^Ttt. Thl 
Ajwt-HOfc T h 2+sJW-MtoPV* : 3>J.V&Fltm 

4Hfc • mi • aa*ttftU£C0<£B3ti« 
**k*-5T kvt. ft->T. Th 2flBSffifrJWH»« 

10003) -ft(C. «frS#lfcb h*>ftft«jtftfc« 
*-T* t ft4ftftfc 4 ~8l«3tt£**fc>5r 0 24-4 

s mawft < *ftftgg*ft . ftftfranisrac. 
«#*«*fflT w^r-act *£ft*&KK»tt 

Mre*t?tt*. »«asj6o> #-XMi±jkt,<; 

T*>->W^ ♦BTttI 8 E -E*MEWH*-r£ 19 

r pA^-fiawj»it*«ia«tc»i>t*. t**>* 1 

ate phase reaction of the type I al lerxyT* 0 . T 
h 2*sA,'l-m& • tHKfc&»»<|B*>-»TV>*fc#i/!, 
MX 5 fcr>5r->Jb (JHftTEtt. Mcftfi. 27(5). 
564-574. 1 9 95) . COJrdiC. The-tt 

KftTX> 0 . mXSlELSbrXt&X Hj—XJ^i, +—TMtc 
[0 004] tfZ. *HWHtit* tmUL Mtttk* 
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«l-8T4HWI«r*UTtJ:^r/^>'-f/HI. StX 
R 1 ~8T#*»fc* LT 4. J: www >M rt<*. 
DCHRl — 1 2T"^.V-fcf>«Ji/\Dy>'. ^.ha*>in 
li* h*i«iattLttJ:v»7xi*7;Wy -OP 

at. #a»i~i 2-c<.>-tf vaLt^ay^ . =.but>. 

*WX b*isWimt:1iLXt> ii>7xy=¥y7W 
>^A*. K*»l~8T4HiaHfc*LTt»Jik^r/U3 

JMKrtf LX t> J: *—i\,Tiva* s^/utf - /H6£ 
frrf. tt:, R. R'* 5 — otc^->T>»Nny v. sho 

KfjUfrft. nJ12*»A»l 2d)eR»«t. 
[0034] SCVII£*J»f*R. R'iiTS 

sttBaxv***) . igwcji. r-t^/p. rotr*x 

40 >*iofr/l'!U=./K iao-ri-^^/U.-Ux/l/ > tert- 
[0035] ^l«rHfc^K0E*fl9tCfFSrL o htStifm 

mtLxu. mast. n<t*xts. man. int. u>m. 

Mm. ?UR. vt"f >H. 77;m, ?iyR t y -yd 
[0036] 
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[oo38ixa(i)c*»v»T. taiMMrr**3tix «* [oo39)x«{2)t=*jvvc. =haa^aBctai 



fc9. #7V3JWi)tm (Ch-.Ber.. 1918.51.1500) 9 

y^T5><0*yT5y«Wltt4MBK)*tt (Synth. Co 
-un.. 1990. 20.2559. J. Had. Che... 1988.31. 898. J.Or 
g.Chea.. 1981.46.2455. J.taer.QwB.Soc. . 1941.63.852 



* tiaaemme J: -»x o-c*»fe«sairctf-5 c 

»4>. 

[00401X8 (3) iCfc^T, sSVII^^Hth 
[004 1 ) JOS. (4 ) tCJS^T. 3CVItfWfc£*«T$ 



( 

1 1 

BJOk#t:Mt+t>ZtVT*l>. Jtfcitf. 8SS* 
tert-rh*^*/^^ ( Bo c ) 

(2) «*£liJlfc^-»|ft*a!^&£fctcJ:-,T 

[004 2] IS (5)fc*mT. a3&8tt4X>'£'' 
AT S yb a«W £ j6». «WKTafK^V^T S >- 
t a«W& £ b tZ X ^TiCWOfc***** £ b#T* 

*. 1 

[004 3] XS (6>tC*HVC. 3f_|»^p-7' (H 

Etna^^) 4>r\ r/u3-iws«w»<or>-c-r* 

[0044] IB (7)C£Vvc. ftS£*±«>*IM: 

[004 51X6 (8) tl*Jl>T. SCIIKOfl:^**:^ 

i>.**-A*AATS F> «t». • 
(fib tU. *A,#*J4 5 K. a*tt***£* «7o 

t=. XS^IUUI (fcfcitf. y*V*A*XA3j-# 

[0046] Xg (9) GJiWX. iCXI<Oft:^Wi^*D 
*«>4?>\ h/PXV, N.N-^yf-rt/ 30 

sfcAATSF. y?y-A. x*y— a. n-royty 
-/K -fyro/ty-Afrf) ««R-r*Ckfc:J:->T 

h'jxf^rsvSrk*) MtiTfcjtti. 
[0047] *JMB0MeiT*S*l.*TS HBWWMIV 
*«RM9fc*SS*i**ttaoWi. rMf-ttftJUK 
r6KWt LTfiP&WHSPt:WUW*^«^-i- * £ fc 

*L *7**«. ft*L «UW. WKH. S. 40 

&Mfl. «JH. «AJH. AJUH. 

s^zttLo zmmtm^izbtf?**. ma 
fctLTtt. m»m. msm. mm. mmm. *f? 
m. amn. m&m. mmm. mm. n<m. *# 
m. mmm. *wm. mmmn. *4*. mnmm 
m. anmmm. mmm. mmm* zvmf 
[0048] xivxt&MLVtnmmamt. »*l so 
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[0049) xi*M4Wur* * m nmi . n» 

[0050] 

[«t«] *»Stldt«fcJ:oT$fet=IWit: 

T-fU;. I Rxt? M4±B*ftXi R-8 1 0. » 
H-NMRW hiWi Varian thity 400 MB Anwra 

[0051] (HNEM1) 

4 - T3- «yy^^-/)>/t.^Tg y> Tnf 
ATSyi -2-»np-3-zhp*y>jy^ 
2.4 -y^no-3-xho^y y vo. l 9b (o. 

7 6 8— dDJUFN- (^yS^t*^iWC=JP) - 
1.3-m/tVS^TS^O.l 6* (0.76 8mo1 ) 
* hUX^TS V5«l*. 70CCMlUimi 

tw^awL. *«. «i(Mgso.)tt. mmt 

^4— tefTU n -A+ty-mif* ( 2 : lv/ 

v) artBB^Hc j: 4- [3- e^i?A>**isi]n, 

X—/UTS.S) ynKiPTSy] -2-?DD-3-- 
ha^yy V0.27K (0.65 l-ol) t-«fe»*k 

*. 

[0052] »H-NMR (CDC Is) 8 (vtm) :1. 
79 (2H.m) , 3.35 (4H.m) . 5.02 (1 
H.br) . 5.18 (2H.s) , 7.15 (lH.b 
r) . 7.37 (5H.m) . 7.57 (lH.t.J-8. 
Ote) . 7.73 (lH.t. J = 7.8Hz) . 7.90 

(lH.d, J-8.4HZ) . 8.21 (lH.d.J-8. 
Oftz) 

[0053] (H3KK2) 

3-7S/-4- T3 - (W-;a^^/);^-A.T 

4 - [3- (^vy^ar^^A-dtx^rsy) rtjc 

ATSy] -2-?DO-3-=ho*/'jy0.27 

g (0.6 5i-o] ) ty^y-A-i oaiawfL. a 

<»l»l&t«R»0.22g (0.390—dI) 

*«WW)ft. BMIxf-iPTlAffit. «WcT«j*. tt 
« ( N at SO* ) «, «BCir«£ET«*Lfc. »t»^ 
y*y^9A^oTh^97 4-(CffL. faurto, 
J>-Jt*S-A> (300: 1 »/v) WfiJW^fcJ: ») . 3 

-rsy-4- [3- (^v^A-jr^^imfx^rs 
y) mtfATsy] -2-^oo*y»;>o.i 2s 
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1 3 

(0.31 2aol ) *ftfte»£fc UT fc. ZWbn 

<r)*xttT-9imT<r>m >)Tt>t. 

[0054J 'H-NMR (CDC is) * (*») : 1. 
76 (2H.m) . 3.30 (2H.m) . 3.42 (2 
H.q,J=6.3Hz) . 4.21 (2H.bs) , 4.44 

(lH.br). 4.9 2 (lH.br) . 5. 16(2 
H.s) . 7.30-7.39 (5H.m) . 7.46 (2 
H.m) . 7.89 (2H.m) 

[0055] (X*fl3) 

i - r*- K>y^*^^7; y ) roe 

JUl -4-?PP -lH-*f S^/U. 5-d*y 



1 4 



3-T£>'-4- [3- ( > isA-** is*HM£-A>T 

= y ) meA-rsy] -2-?oD#/uyo. 1 2 

s (0.31 2awl) fchyx*-/M7l^Jtyto*-hO. 
5 2.1 (3.12-nl) 100t:ai8RLT3. 
5WBB»fLfc. BOGiKtriiffTaWLT* 1- [3- 

l'<^'iSWtSs*HUjX=Jl>T£ J ) Tntr/tO -4- 
^OD-lH-'f S^V [4.5-c] ^f-yy^o.i 2 
K (0. 304-oI) LT»fc. 

[0056] 'H-NMR (CDC Is) * Ova) : 2. 
24 (2H.m) . 3.36 ( 2H, q. J =6. 4Hz) . 
4.6 7 (2H,t. J = 7.0Hz) , 4.95 ( lH.b 
r). 5.14 (2H.s). 7.3 1-7.39 (5H. 
in) . 7.6 2 (1 H.t. J«7.8Hz) . 7.71 (1 
H.t.J=7.8Hz) . 8.09 (lH.s) . 8. 1 3 

( 1 H,d. J=8.4Hz) . 8.21 (lH.d.J=8. 
4 Hz) 

[0057] («*JtH4) 

1- (3-TS/7Dm -4-yoD-lH-^ 

1- [3 - {'^yisll-ttis&JUX—frTz.S ) Tat: 
/H -4-?DD-lH- f =rV [4.5-c] 
UV0.12K (0.304aaol) fc:*Ht**-IW [3 
3%] 3«ltrjDi.. saT-1.5«HBM«fL3t. SJKR 
«r*BET«l L . HWC 1 N -*BHfc-r r 'J <7A*m& 

av*«*«rani^oQ*^T5ig»aiL.^. e*t 

(NatSOi) tt****ET«*U WSA^)HY 

*y-*-3 2XB16 ( 1 2 : 6 : lv/v) 

1 - (3-7S/70W -4 -?QO- 1 H 
— i [4.5-c] IH«II6 0bj (0. 

1 8 7«ol ) «-»«effi*i: LTWfc. 

wf- * ttaToa o t*> « . 

[0058] 'H-NMR (CDsOD) * (ppa) : 1. 
9 4 (3H.a) , 2.39 (2H.m) , 3. 1 2 (2 
H.t.J = 7. Hz) . 4.82 (2H. t. J=7.2H 
z) . 7.70 (2H.m) . 7.97 (lH.d.J=8. 
0Hz) . 8.27 (lH.d.J=8.0Hz) . .41 



(lH.s) 

[0059] (£JtM5) 

l-(3-TS/7P^) -lH-fS^f4.S 

- c 1 *y y >- 4 -r $ >e>&& 
l- (3-rsyrotrA') -4-?oo- i h-4 $ 
[4.5-c]*y>;^i««a6 0BB (o.i87 

(3-rS/7DW -1H-- f 5rVt4.5- 
c] *y U >-4 -T5>1 las (0.04 5 5aaol) 
*«*eiWa&ft (mp : 243-245T; (#*) ) 

ft*. 

[0060] IR (KBr)cr' : 3320. 317 
0. 1650 

'H-NMR {DMSO-d») * (ppa) : 1.93 (2 
20 H.m) . 2.57 ( 2 H. t . J = 6. 6Hz) . 4.64 

(2H.t. J-7.0HZ) . 6.55 (2H.s) . 7.2 
6 (1H. t. J = 7.2Bz) . 7.44 (lH.t.J- 
7.4Hz) . 7.6 2 ( 1 H.d. J«8.0Hz) . 8. 1 2 

( lH.d, J=8.0Hz) . 8.19 (lH.s) 

[0061] (mme) 

4 - T3- (tart-yh^aV^JHiteaVTa y> Tnt? 

;ur$yl -2-^DD-3-z^#y>jy^ 
2.4-y?nD-3-s ho*/yyo.59g (2. 
4 laaol) 21VN- (tert-rh^i^toK^JW) - 
30 l,3-7B'*yi?T$>-0.4 2 8 (2.4 lsaol) * 
MJX*-/PT5>'1 Oal*. 7 0'OSMILTl. 5* 

*(k>^W>-tC»WU. ia»(Na»SO«)ft* 

$"EU 4 - [3- (tert-rHpSojMMJXArTS 

y ) 7Dt;i-7Sy] -2-*oo-3-xM**yy 

V0.6 1g (1.6 0saol) **fiM»(m P : 159 
~1 6 1-C) t LT»fc. w«Ot»W)4HeS6W-r-^tt 

40 [0062] IR (KBr)cr' : 3310. 168 
0. 1580 

'H-NMR (CDC Is) * (ppa) : 1.5 0 (9H. 
s) . 1.77 (2H,m) . 3.27 (2H.q.J=6. 
1Hz) . 3.36 (2H.q. J=6.0Hz) . 4.82 
(lH.br) . 7.37 (lH.br) . 7.55 (1 
H,t.J = 7.8Hz) . 7.72 (lH.t.J-7.7H 
z) . 7.89 ( lH.d. J-8.2Hz) . 8.27 (1 
H.d.J= .4Hz) 
[0063] (JENEM7) 
50 3-7S/-4- T3 - (iert- r t^±Alk£=JkZ 



(9) 



1 5 

4- [3 - < tert- 7" h ^tf/PstfilA-T 5 ✓ ) TOtf 
/WTS yj -2-700-3-.=. ho*yy^o.27 
8 (0.70a»l) *X7y-/P7alW»KU «W 

r [in • 2*10*0.558 (2.45»i) man 
•asanasrau:. KnmKem*2N-r>*-T* 

fcfclt. 7on*iU<UT2[S»mL. ft* (***) « 
t£tt (Naj SOt ) ft. *ET***I?£Ut. Sft* 

^f^-IWxf^ ( i : iv/v) *a«0*:J: 9. 3- 
T5y-4- [3- ( tert- 7 h*'^* }\si£-)VT S 

y) 7-c7e;prsy] - 2-^oo*yyyo. I5g 
(0.4 2 8-oD «r»«felSJlt LT»«r. £<Ofc*) 

[0064] 'H-NMR (CDC 1>) 0 Ova) : 1. 
49 (9H.s) . 1.7 3 (2H.m) . 3.29 (2 
H.t.J=6.2Hz) . 3.35 (2H,q.J = 6.0H 
z) . 4.28 (2H.bs) . 4.60 < lH.br) . 
4.75 (lH.br) . 7.44 (2H.m) .7.87 

( lH.d, J=7.6Hz) . 7.94 (lH.d.J = 7. 
6 Hz) 

(0065) (*JtM8) 

l-f3-(tert-!TK* ^^r£y)r 



1 6 



*ff?9-20 584 



T3-r 

Ofcf/H -4-^PO-l h-4 sy>/r4.5-d 

3-7Sy-4- [3- ( tert - r K ^ i^/t-tf- AT 
Sy ) 7*o e/PT 5 y ] 1 5 

s (0.4 2 8aol) lihyjtf-^3r/Wh*/Pj<— F0. 
3 6.1 (2.1 4moI) SrjDiT. 1 0 0trC2»H8i* 

*>£8ot:t maraud. BU6a.s*&w£F*m 

L, ?nn*)Vi 1 ->^y-A' (150: 1 — 1 00 : 
lv/v) «MHHCfc»K 1- C3- (tart-?>*i' 

5*V [4.5-c] ^yy^O. 148 (0.388k> 
1) 8-efe»3fc (mp : 15 5—1 5 6r) t LT1* 

[0066] IR (KBr)cr 1 : 3380. 168 
0. 1520 

'H-NMR (CDC I ») * (pp.) : 1.4 7 (9H. 
s) . 2.22 (2H.m) . 3.30 (2H.q,J-6. 
4Hz) . 4.68 (2H.t. J = 7.2Hz) . 4.7 (1 
H.br). 7.66 ( 1 H. t. J=7.6Hz) . 7.72 
( 1 H.t. J=7.6Hz) . 8.09 (lH.s) . 8.1 
6 ( lH.d.J=8.4Hz) . 8.21 OH.d.J = 
8.4Hz) 

[0067] (XJC099) 

1- (3-TSyyoe/U) -4--7PP- 1 H — -<s 
^VT4.5-c1 

1- [3- (Us-\.-7h*is*lA>X—n,T$./) Tot 



a-] -4-^on-i h— f srv [4.5-c] #y 

UV5 0«f (0. 1 39»l) imte*+l'>3mUzM 
ML. h!/7JM-o|MI0.1 lml (1.39mo1) fr* 

l N -*mt-r r- y ^A*** l aiai******* . 
7 n D**AT 5 DStttti L . ttt (Nat SO* ) CMfiS 

*»*t»)rhyf-AP-M,Tifaaii*TOU 1- 
o-rsyroe^) -4-700-1 h— fSTV 

10 [4. 5-cJ*yyfl4af (0.0536— ol) *S 

[0068] IR (KBr)cr' : 3400. 159 
0. 1510 

'H-NMR (CDC l*+CD«OD) 9 (ppa) : 2. 
06 (2H.m) . 2.72 ( 2H. t. J = 6.8Hz) . 
2.98 (2H.br) . 4.64 (2H.t. J = 7.0H 
z) . 7.5 7 (lH.t. J«7.6Hz) . 7.61 (1 
H.t. J- 7.6Hz) . 8.03 (lHs), 8.05 

29 (lH.d. J-8.0Hz) . 8.1 1 (lH.d. J-8. 
0b) 

[0069] (XMM10) 

1- f^-T? /TnK/i,) — 1 H — ^ g <*/ r 4 , R 
-c]^iJ>-4-75y^ 
1- (3-7S/7DeW -4-700-1H-- f S 
//[4.5-c] VJyi4«(0.0536«ol) 

*r>*=r 3rifcini. 1 5oic«fl*LT I***? 

Us. raStttrKEFaURU Battel N-jWMfc-rh 

30 y>A*»«o.3«itani«aj«itWiLT. 1- 

0- rsymeA') - iH--rsrv[4.5- 

c] 4fyy^-4-TS>'8« (0.033 laol) 
MfeWJHftlU. *9t0!5«Xfc&*fc-ttL 

[0070] (iwnii) 
5-ci *y)^>»* 

1- [3- (tert-7>*s^*A'jK:2A,TSy) 7*Otf 
40 *] -4-700-1H— r$7V[4.5-c] *y 

y^30«« (0.083 1— ol) tCC^A-TS^la! 
tin*. 1 SO-acamRLTSBHafflOtLfc. MST3I 
•WKCV^A-TS >*«*L. lN-fllU:*tt*** 
£«fcrf*-UVT2S*aiW:. ««M*IMnMat*X 
^hy-7A*ji«T«*U «i(NaiS04)(ft. M 

7?7<— fcrftU ^oo**A->^/- * ( 1 5 

o : i*/*)mmwmzjL>). 4-^^rsy-i 
- [3- (tert-rh*^^^rsy) 7*oe 

» AO -1 H--f 5 TV [4.5-c] *yy>3 5ai 
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(0.081 l-ol) tm&Bfc(mp : 171-17 
2.5T2) t LZfttz. z.<n\>nn%>l&**T-9W& 

[0071J IR (KBr ) er» : 3330. 170 
0. 1 590. 1 540 

' H— NMR (CDC I 3 ) 6 (nw) : 1 .4 6 (9H. 
s) . 2.1 8 (2H.m) . 3.2 5 (2H.m) . 4. 
57 (2H. t.J = 7.0Hz) , 4.64 (lH.b 
r).4.95(2H. d. J = 5.2Hz) .6.05 
(lH.br) . 7.26-7.36 (4H.m) . 7.4 
7 (2H.d, J = 7.6Hz) . 7.51 (lH.t.J = 
7.6Hz). 7.82(lH.s). 7.92(2H.t.J 
=8.0Hz) 

[0072] (50t«12) 

i-n-TsyTD^i srr T4.5 

-el »yjy -4-T5yW^ (-TW3) 

4- *Ss\?tVT\S-\ - [3- (tert-mi' 

5- c] ^y*jy30mg (0.0 6 9 5— ol) {r^K3a 
l«H*U [2 OX] 0. 1 g 
MB* 1 BftSaSUfc. RJB««-?Si L«ET«tt€- 

-CftU ?no*yut-.**y'--rt'-3 2%rat 
(6 : 3 : lv/v) *aj»ht 0 SM**)»t6*«r*. 

r/w* y«STtSft**»HU i - ( 3 -rs yrotr 

A') - 1 H->f $rV [4. 5-c ] */'J V-4-T 
SV7« (0. 0290»ol) «r««fe»3fet LT» 

fc. 

[0073] (»t«13) 
4 - [4 - (tert-rK#y^,-K^T5y) 

2,4-y?DD-3--l-D^yil>'0.72g (2. 
9 7—ol ) RXSH- (tcrt-7h*is*!llstf-*>) - 
1.4-v ? TSy7'^>'0.5 6g (2.97— ol) Jrh 
•Jx^/PTSVl 2«l*. 7 OTCCDiaRLT 1 . 5«HH 
MOTUJt. «ffTSM8L. f-UVfc:** 

fc. Ril*n— *v*1fy-£?x*-/l^x— ( 1 : 1 v/ 
v) Tr-y-f-JLW-r-l/CaTXU 4- [4 - (te r 

t-rufs^jMCx/prsy) rf-^rsy] -2- 

?OO-3-=hO*>"jy0.9 7g (2.46— ol) 
feUfiW* (m P : 1 2 5—1 26.5*C) & LT» 

[0074] IR (KBr) a" 1 : 3340. 328 
0. 1 680. 1 540. 1 520 
1 H — NMR (CDCU) 9 (pp.) : 1.46 (9H. 
s). 1.63 (2H.m) . 1.78 (2H.m). 3. 
1 9 (2H.q. J=6.4lb) . 3.47(2H,q.J = 
6. 1Hz) , 4.68 ( lH.br) . 6.4 1 ( 1 H.b 
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r> . 7.52 (lH.t. J-7.7lfe> . 7.74 (1 
H.t. J-7.8Hz) . 7.91 (lH.d.J-8.4B 
z) . 8.1 1 (1 H.d. J =8. 4Hz) 
[0075] (W«H14) 

s/) r^wrgyi -2-»DD*yu^ 

4- [4- ( tert- 7" r- * is*}lVX-A,T 5 / ) 
T5/J -2-^DQ-3-^ho4fyU^0. 5 * 
(1.27-ol) tl^y-nrl 3«lfciB*U «(W 
10 t* [11] • 2*W«11.0g <4.4 3-ol) tJPil* 

raw*««L*:. rat»*2N-r>'«xr*£fttt. 

^ao*/PAT2H«iajL. *i* (ft**) . IS* (N 

a»so«) «. *ffT**«-**u:. «it«-^y*y 

Kxf-^ (2 : lv/v) »aiH^tJ: 9 
«*«*tt^x-f-;l*x— rfrTh !itaU- h LT» 3 
-T5/-4- [4- (tert-rh#^iWdfx/kTS 

y) r^rsy] -2-^oo^yy^o. 12* 

(0.3 2 9«ol) tflfftttftt LTttfc. Z0>t>*#> 

[0076] IR (KBr) er 1 : 3270, 168 
0. 1540. 760 

'H— NMR (CDC Is) 8 (pp.) : 1.44 (9H. 

s) . 1.6 4 (4H.m) , 3.1 7 (2H.q,J = 6. 
Olfe) . 3.27 (2H.t. J=6.6Hz) . 3.89 

(lH.br) . 4.15 (2 H.bs) . 4.59 (1 
H.br) . 7.47 (2H.m) . 7.77 (lH.d.J 
-7.6te) . 7.89 ( 1 H.d. J = 7.2Hz) 

[0077] (£ft0U5) 
30 1 - T4- (tert—7h*f- i/fifort-A'T g J ) 7+ 
*1 -4-?PP-l H-A S^/f4.S-c) *y 

3 -XS y-4 - [4- (tert-rh^^/ksKXiUT 

sy) ^/prsy] -2-^oo4ryu>-o.i 4g 

(0.3 84—oD ChUX-f-rt'*A'hJt;A'>-h0.3 
2-1 ( 1.9 2— ol) SrJnx. 1 OOiCCJWftLT 1* 

*y-/P ( 1 5 0: 1-1 00: lv/v) *MH)-tCj: 
40 1 - [4- (Urt-7b*is*lll'#-n,T$S) 7 
+^1 -4-^oo-lH— t [4. 5-c] * 

y'J^O. 12« (0.321— ol) £&«fe»5fc<in 
P : 14 8-1 5 0T:> fcLT»fc. Z*)i> 

[0078] IR(KBr)cr':1695. 1510 
1 H — NMR (CDC Is) 9 (pp.) : 1.4 2 (9H. 
s) . 1.6 2 (2H.m) . 2.06 (2H.m) . 3. 
21 (2H.q. J=6.4Hz) . 4.58 (1 H.b 
r) . 4.65 (2H.t.J=7.4lb) . 7.66 (1 
50 H.t.J = 7.2Hz) . 7.72 ( 1 H.t. J=7.6H 
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*) . 8.0 2 (lH.s) . 8.1 3 (lH.d.J-8. 
41b) . 8.21 (IH.d. J-8.2Hz) 
(0079) (JtftMl6) 

1 - (4-T$y^) -4-»od-1 H -/gr 
Vr4.5- e 1*y»J> < y>^tf 

l- 14- (tert-rmfi^iWfjiA'Tsy) r-f- 

A] -4-?DD- 1 H--f SrV [4.5-c] *y 
U^O.lOs <0.2 67«bo1) *9HtX+Uy6mUZ 
W*U hU7/P4-oeMI0.21al (2.6 7hdI) » 
aniJBSTlWlffLJt. KJSW&KETOTL. SHE 

c i n -7m<t-r b v *>M*mm 2.iai«HWc*jni 

T^n WAT 5 Bttttt L . (Hi (NaiSOO ft* 
JETWiLfe. BflEt-S*x*jfex— < r-A- (IttfcX-f-l'V 

*^**tr)rhy-f-*u-M.T«a»iieTOL. i 

- U-TSyr*-*') -4-^DO- 1 H-- f srv 
[4.5-c] ^yy^4 5«(0.164a>» *Ba 

[0080] I R (KB r ) cr> : 34 0 0, 29? 
0. 1 670. 1 520. 1 360 
•H-NMR (CDC 1*) * (ma) : 1.51 (2H. 
m) . 1.96 (2H.m). 2.6 6 ( 2H. t. J«7. 
2fe) . 3.03 (2H.bs> . 4.53 (2H.t.J 
= 7.4Hz) . 7.56 ( lH.t. J = 7.4Hz) . 7.6 
0 (lH.t.J = 7.5lfc) . 7.97 (lH.s) . 8. 
02 ( 1 H.d.J =6.4fe) . 8.04 (lH.d.J = 
6.4Hz) 

[0081] (mmmiD 

1- (4-T£yr^-H>) -1H->f \A .5- 

c1#yjy-4-Tgyg>A* 
1- (4-T$S7+K>) -4-?OD-lH--f 
V [4.5- c] *SV>>4 Omx( 0-1 4 6-ol) fr« 

f*=T4«l*in£. 1 5 0*CCaB»LTHll«f L 
fc. £UCS*XBETWb'U B**4**«>*tSKKU 

iN-*»ft^hij^A*jgao.5«i*>ii<:. wai 

*«r^TXUc^y-/V*»^|||S*L-c. 1- (4-TS 

./r*-*) -1H-- rsrr[4.5-c]*y»/v- 

4-T5V14.B (0.0548a»l) CrSBIHUSA 

(m P : 22 7^2 3 0. 5t:(4H»> ) tLT»fc. < 

[0082] I R (KB r) or 1 : 3 340. 318 
0. 1 650. 1 530. 1 400 
•H-NMR (DMSO-de) * (pp.) : 1.30 (2 
H.br), 1.39(2H.m). 1.89(2H. 
m) . 2.55 (2H. t. J-6.8Hz) . 4.59 (2 
H.t.J-7.0lte) . 6.56 (2H.bs) . 7.26 

(lH.t.J=7.4lte) . 7.44 (lH.t.J = 7. 
7Hz) . 7.62 (IH.d. J=8.0Hz) . 8.05 
( IH.d. J=8.0Bx) . 8. 1 9 ( 1 H.a) s 
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[0083] (AMIS) 

4-^>^TSy-l- T4- (teri-TME^H, 

iti^-r s j ) - 1 H-^r g-rv . s - 
l - t4- (tert-rh^^^rftzywrsy) 

4,] -4-^od-1 H--f =rV[4.5-c] #y 
V>70mg (0. 187a»l) COS^TS V2«ltr 
15 0r«B»LT3i«W«fLfc. fcffT** 
WO^/WS^tWarU lN-Wtfttf***** 
10 i.aMb>f-U^T2H»ajLfc. fflM£ftSUKK*X 

•*-Mi»>A*jiarcafe»L. ten (n»iso4)«. k 

^57<- (CftL. (1 5 

O : lv/V) 4-^0-^X5^-1 

- [4- (t«t-rh*^AJtfxA'rsy) 79*4 

-lH--fSf/[4,5-c]fyijy79«(0.1 
77a»l) tfifiBHc (mp : 1 51^1 5 3. 5T3) 

**. 

2D [0084] I R (KB r ) ea*> : 3 380 , 331 
0. 2930. 1680, 1595. 1540. 124 
5. 1160 

•H-NMR (CDCIi) 9 (pp.) : 1.42 <9H. 
s) . 1.58 (2H.m) . 2.02 (2H.m) , 3. 
18 (2H.m) . 4.55 ( 2H. t. J =7.4te) . 
4.55 (1 H.br). 4.95(2H.d.J = 5.6H 
z) . 6.03 (lH.t, J = 5.6Hz) . 7.23-7. 
36 (4H.m) . 7.47 ( 2 H. d . J -7. 6Bz) . 
7.5 1 (lH.t. J = 7.8Bz) . 7.75 (1H. 
30 s) , 7.90 (2H,d, J=8.0Hz) 
[0085] (»tni9) 

c1#/'jy-4-7gvgiA tf 
4-^>y/kT5>'-l- [4- (Xerl-7b*isiM> 

#zljut§s) rt*] -1H- f srv*[4.5- 

cJ4F/yy67ig(0.150«Bl) (Ht5ilOI 
**U [ 2 056] 0.15** 

*tf.2Bmffi»HL£. KJGtttraU *EET*K 

( 6 : 3 : 1 v/v) *ffi*»J: 9 BttfeOflMM**. 
TfrfiVKmL-ZBM&mL. 1- (4-7Sy7f 
W-lHHSr/t4.5-c]*yi;v-4-7 
S > 1 4« ( 0 . 0 5 4 8«ol ) *Wtft»3fek LT# 

«rofcw*Wi«i. latni 7<rHk<Mlik-a:t 

[0086] (*Jtfl20) 

1- T3- f T4- (y7x^S*y) -1 

) r4.5-c1»yj>-4-ygv^A«> 
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a) fnnjmo.l Og Jttfl- (3 ( 1 0 : lv/v) Y4B«BL fc. gIMUr* 

-T5/m^) -1H — f 5^/[4.5-c] * «*T«»t. <at (NaiSO*) flL ttETBKfr« 

y,jy_4_ rS y 0 .24g ( l-ol) *N.N-j/\X IsLfc. Sit^y^y/»'*9A^lTehr97^-fc 

*/W?A*r$ K30.1WBSU 1 - <3-^Xf-* ttU 9Ttam*±-* 9 (8 : lv/v) »a» 

T 5 /Totr/W - 3 -x*/io!r/nKi^ S K • *K« #KJ: 0 BW****>. JWW*«fc**O^OB*A'A 

(EDCI)0.29g (1.5«ol) frlDiTMrCl Th!l*-*l'-H/C*WU 1 - [3- W.JA'T 

WBtfPU:. RJK*e***i£. ?od*^T1B. $y) rnt^) - 1 H-4 [4.5-c] *y 

^DD^-^^y-zKlO: lv/v) V3GH*ai U V-4-TS^O. 1 4 g (0.474ml) frMTfe 

LA:. inWMHMCCBfcfrU !6*<NaiSO«) »* (mp : 17 3-1 7 5"C) tLXmti. £«>fc<0 

it. «ffiT«tt«*LT. l- [3- c (^onr-t io co^jtwx-^tuaToJior**. 

^-ik) rs/] rotrik] -1H-- f srv[4.5- [0090] ir (KBr) «*-• 3330. 320 

c] 4 -T$y<nm&SfM*m:. 0. 1630.1525 

1W*rcS3e*fc*>. OTW-f WX<0EJCC«V tf: . »H-NMR (CDC It) 8 (pp.) : 2.2 5 (2H. 

100871 b) a) "CWfcflfcl- [3- C <*o m) . 3.4 7 ( 2H. q. J-6. 5Hz) . 4.6 1 ( 2 

OT-fc**) TS/3 TUVA-} -1H-4 S^V H,t.J = 7.0lb) . 5.47(2H.bs). 5.7 

[4.5-c] *;V>-4-T$vem&&***9 (lH.br). 5.71 ( 1 H. d. J- 1 0.4Bz) . 

S—lU5mltzmML. 4- (^si^^Ky) ^ 6.0 9 ( 1 H. d d. J= 1 6.8. 10.4Hz).6.3 

y^> «D»iaO. 14g (0.4 7 2.«>l)&MHMc 2 (lH.d. J = l 6.8Bz) . 7.3 3 (lH.t.J = 

fth!)^48mg (0.566«ol) 7W 7.6Hz) . 7.53 ( 1 H. t. J = 7.8Hz) . 7.83 

RHMSU:. TOMftniLTftft. ***iSBET » ( lH.d. J=8.4Hz) . 7.92 (lH.s). 7.9 

WILfc. aaEt^y** , A'^9A^n-eh^97^- 3 (lH.d.J-8.2ttz) 

fclftU ?003|;/W»-.**y— iK30 : 1—20 : [0091] (99WI22) 

lv/v) jg{i}B^i:»). I" [3- [ [4- (y*7x 1- T3- f f4- (i;7x^W) -i-e^ 

otryp] -1H-- rsrv [4.5-c] */'j^-4 -tv r4.g-c i*yj>-4-Tsy<o£tt 

-TSV20w(0.0 364»l) ***fe*HWfc l-[3- (T? •Jil'TS-/) TO\£Asl — 1 H—A 5 

cwt^oiHisw^-^iiaToaoT* [4.5-c] ^yyv-4-rsvo. 1 2« 

4. (0.4 0 6wl) *X*y-JH 0.1CJWKU 4- 

[0088] IR (KBr)er' : 3320, 165 (y7xiW Wi') C^jyy • OMO. 1 3 g 
0.1525.1070.700 30 ( 0.4 27-ol ) aZHOMc**»hy 9*38ag ( 0. 

'H-NMR (CDC la) * (pp.) : 1.70 (2H. 447.nl) TOHgt:*'* 

m) . 1.86 (2H.m). 2. 1 9 ( 2H.m) . 2. LTH**, U Wt*Tim+tl 1 5J>.9rr? 

27 (2H.t.J = l 0.4Hz) , 2.74 (2H. r*'??* — CftUi. ?DD*W-^^/-lK4 

m) . 2.98 (2H.s) . 3.39 (2H.q. J = 6. 0 : 1 v/v) JSHJSttCJ: >J BW*«-**>. SJHttlft 

5Hz) . 3.45 ( lH.m) . 4.54 (2H,t,J- X-^T'M.)f-*l<'-Kt/t«"KU 1- [3- 

7.0Hz) . 5.4 9 (lH.s) . 5.6 0 (2H.b [ [4- (^i^/Ki') - l-WJi^ym 

s) . 7.21-7.36 (lOH.ni) . 7.38 (1 rtSjfr} T5./] TOt^] - 1 H-4 S^V [4. 

H. t. J =7. 2Hz) . 7.51 (lH.t.J = 7.7H 5 - c ] *S V >-4 -T$>7 5m ( 0. 1 3 3«o 

z) . 7.82 (lH.d.J = 8.2Hz) . 7.89 (1 1 ) *«Hfe»3fc ( m P : 178~182 , C) kUT» 
H.s) . 7.90 ( 1 H.d. J=8.0Hz) 40 fc. ^ CO t COfO^HKWx- * lit(T£Oji 0 T*> * . 

[0089] (HitM21) [0092] 1 R (KBr)cr' : 3330, 320 

1- T3- (7^'J»7S/) TpKtU -1 H-4 5 0. 1640. 1530. 1080. 700 

^/r4.5-c1 »y'JV-4-7gyg)^tf 'H-NMR (CDC Is) £ (pp.) : 1.6 1 (2H. 

1- (3-TSyroe/P) - 1 f S^V [4.5 m) . 1.84 (2H.m) .2.13 (2H.m) . 2. 

-c] */U>'-4-T5>'0.24g ( 1— ol) t:N. 2 0 (2H.m) .2.38 ( 2H. t. J =6 . 0Hz) . 

N-y/tA-**A75 F30.ICWU T?'JA« 2. 5 4 ( 2 H. t . J -6. 0Hz) . 2.74 (2H. 

75mI (1. l»ol) &tf 1- (3-^*>^TSy7- m) . 5.48 (lH.s) . 7.21-7.54 (11 

oe^) -3-x.+A>*iA,iltiS4 §Y • WBM0.29 H.m) ,7.51 ( 1 H, t , J = 7. 71b) . 7.83 

g ( 1.5«ol) SraDiaaT3.5«BflBtL/c. RJB ( 1 H. d, J =8. 4Hz) . 7.91 (lH.s) . 7.9 
^oot^ATlB. ^anjtt^A-^ 50 4 ( 1 H. d. J =8.4Hz) . 8.68 (lH.br) 



(13) 
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(0093) (X*M23) 

l- T4- (r^u^rsy) 7-^1 -ih-4 5^ 

'/r4.5- C T*y»J>-4-TS>^tf 

1- (4-rsyr^-rt') - 1 f srv [4.5- 

c] *SVy-4-T$y0.26g (IbI) t-N.N 

5iil ( l.laoD&tfl- O-iSX+frTSSTa 
e/k) - 3 -3L+frfiMteS4 S H • SKttO . 2 9 * 

( i . 5b>i ) imtmmT lmamLtz. fiucac* 

y-A* ( 1 0 : 1 v/v) V4HttaiLfc. =fi*«**ai 
*Tft*U tttt (NaiSO«) tt. *ffT**«r«* 
Lfc. Wtti'V A?*'*? J*?W7br?7 <-tZtt 
L. ^ ODjfiA'ii — > ^ S—A' (10: 1—8 : 1 v/ 

v)ara«»fcJ:D. l- [4- (r^u^rsy) r 

*/H -1H— f SrV [4.5-c]*y»J^-4- 
TiV90mg (0. 29 lmmo 1 ) 
(mp: 176-178X:) fcl/C»fc. 

[0094] IR (KBr)cr' : 3320, 320 
0. 1 640. 1530 

1 H— NMR (CDC It) 8 (vpm) : 1.65 (211. 
m) . 2.04 (2H.m) . 3.40 (2H.q. J = 6. 
7Hz) . 4.58 (2H.t. J=7.2Hz) . 5-50 

(2H.br). 5.52(lH.br), 5.65(1 
H.d. J = l 0.2Hz). 6. 03 <lH.dd.J = 16. 
8. 10.4Hz) . 6.27 ( 1 H. d. J = 1 7. OH 
z) . 7.33 ( 1 H.t. J = 7.6Hz) . 7.53(1 
H.t.J=7.7Hz) . 7.83 (lH.s). 7.83 

( 1 H.d. J=8.6Hz) . 7.93 (lH.d,J=8. 
4 Hz) 

10095] (WUH24) 

1- T4- T T4- <~S-7*-rt,* -1 -e^ 

yy>rp/ty4in rsyi - 1 h->t 

y[4.5-c1*y'J>-4-T?y^ 

l- [4- (r? 'j/PT5y ) -1 h— r 

V [4.5-c] t/ijy-4-7Sy85ig (0.27 
5mo1) *x*y-*7«lC»KU 4- (y7x-;P 
P»h^i^) (f^'J y> • tlM88« (0.2 88ao 
D&t^«IM4R7-hy>X>2 5a8(0.3 0 2Mil) «• 

a>*. lmummun. *m*MF*Lxm* . «■» 

ttLfc. ^oo^/UA->^y— /p (50 : lv/v) » 
as»fl*:J:DBW***K>. M«£ttx~ r/I^T r y 
fal'-MtrnU 1- [4- [ [4- (y7i- 

r*/to -iH— < srv [4.5-c] *yy>-4 

-TSV48b« (0.083 2a»l) (m 
P : 1 74-1 7 6-C) LT»fc. w«>t>*X»*HI£* 
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[0096] IR(KBr)cr':3370. 310 
0. 2950. 1640. 1530. 1090. 75 
0. 705 

'H — NMR (CDC 1 > ) 9 (pp.) : 1 .4 8-1.6 
3 (4H.m) . 1.77 (2H.m) . 2.01 (4H. 
■ ) . 2.30 (2H. t. J = 6.0Hz) . 2.44 (2 
H.t.J«6.0Hz) .2.63 (2H.m) . 3.28 
(2H.q. J=6.5Hz) . 3.37 (lH.m) . 4.5 
6 (2H. t. J=7.2Hz) . 5.42 (2H.bs) . 
10 5.47 (lH.s) . 7.21-7.35 (1 1 H. 
m) . 7.51 ( 1 H. t. J =7. 7Hz) . 7.81 (1 
H.s). 7.82 ( 1 H.d. J = 8.0Hz) . 7.92 
(lH.d. J -8.0Hz) . 8.58 (lH.br) 
[0097] (Wt«25) 

1- T3- T f4 - T (4-»PP7:rXJU) 7tZA. 

-i-^»jyy7D^^i7gyi7 

PgjH -!H->( 5y/r4.5-e1*yj>-4 
1- [3- (T? D/PTSy ) TotT/P] — 1 H — (5 

2D r/u.s-c] *yyv-4-rs>'5o«(o.i 

6 9ho1) *X*y-A.5«lW»KU 4- [ (4-* 
no7x— ;P) 7*— *->h#£^3 t^;yy <un 
6 0k ( 0 . 1 7 8»l ) JK«l!IMc*-rh V *A l 6a 
8 (0. 18 6-oD fcfciTlBanSaEeL*:. 

o7h/57<- fcrffUfc. ?QD*^A->?y-A- 
( 4 0 : 1 v/v) SiiiCfti:J: 0 S *«B 
ifti-t/l-rh 'J-f-iU — f- LfjFEL. 1 - [3- 
[ [4- [ (4 -^DD7iZ/H 7x-A-> 

30 -l-e^yyxroM/'frt'] 7S/J 7dc/p] - 
l h-4 [4,5-c] #yy>-4-rs>'4 

0«g (0.06 6 9-ol) frBfift* (mp : 170- 
1 7 2. 5-C) fcLTWfc. ZtOherxoitfemr-? 

[0098] lR(KBr)cr':3320. 320 
0. 2940. 1640. 1530. 1080 
•H— NMR (CDC 1 3) 8 (pp.) : 1.5 9 (2H. 
m) . 1.8 1 (2H.m) . 2. 1 3 (2H.m) . 2. 
20 (2H.m) . 2.37 (2H.t. J=6.0Hz) . 
40 2.54 (2H. t.J=5.8Hz) . 2.72 (2H. 
m) . 3.37 (2H,q.J=6-4Hz) . 3.40(1 
H.m) . 4.5 9 ( 2 H, t , J = 7. 0Hz) .5.43 
(lH.s). 5.45 (2H.bs) , 7.23-7.3 
4 (1 OH. in) . 7.5 1 ( 1 H. t. J =7.6Hz) . 
7.83 ( 1 H.d. J=8.4Hz) . 7.91 (1H. 
s) . 7.94 ( 1 H.d. J=8.4Hz) , 8.5 9 (1 
H.br) 

[0099] (3<ytH26) 

1 - T3- < d-Vr-, r»i^7 ■» S4H,T*S) Tntf 
» »] -lH-4S^/r4.5-c 1*y>J>-4-T 
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1 - O-TSyTOttl') -1H-4 SrV [4.5 
-c] */»J>'-4-TS^0.24g ( l-ol) *N. 
N-^Xf-iWMWATS K3 0ilfeSB«U 4-^DO 
MftO.l 111 (1. l-ol) AIM- O-SfcWT 
= yrnKA') - 3 -x.+)VttA>#is<i 5 H • ttUKtt 
0.29s < 1.5«o! ) tJuiSflTl IWOTLfc. K 

»**«*T3fc»U Wt (NaiS04)tt. «ET* 

sy) me*] - 1 h— ( srv [4.5-c] 

yy-4-T5^30«g (0.0867— ol) frSWBfe 

[0100] I R ( KB r ) ca* 1 : 3 3 30. 320 
0. 1650. 1 530 

1 H — NMR (DMSO-dc) 6 (pp>) : 1.91-2. 
04(4H.m). 2.26 (2H,t,J=7.4Hz) . 
3. 1 2 (2H.q. J -6.2Hz) , 3.64 (2H.t. 20 
J=6.6Hz) . 4.59 (2H.t.J = 6.8Hz) . 6. 
5 8 (2H.br) .7.26 ( 1 H. t.J = 7.4H 
z) . 7.4 5 ( 1 H.t. J = 7.8Rz) . 7.62 (1 
H.d. J=8.0Hz) . 8.03 ( 1 H, d. J = 7. 6H 
z) . 8.0 5 (lH.br) . 8.20 (lH.s) 
[0101] (MW2 7) 
1- T3- T T4 - (y'7xXfl,*K*y) - 1 

>/r4.5-d*>"JV-4-TS^<^* 

i-[3-(4-^QDA>7 , ^y'f*7Sy)roe 30 

A-] -1 H-- f 5rV [4,5-c]4f/l)y-4-7 
5V2 5« (0.0722— ol) . 4- (y?x^> 
h*ris) ei'Jy'J' -40ttS44ag (0. 1 4 4— ol) 
aVKBWy?A4 0« (0. 28 9—oD tN.N-y 
>t^*^i.7S H3Bl«rC. 1 0CCCJBRLT8I* 

aiL. «a» (Najso,) «. nsrmu^mmLt:. 

o*/WA-.X*y— rt, (15 0: 1— 70 : lv/v) » 
ttB4Hc J: 0 Bttttfrftft. »*S*f*X-7-/PT r »J 40 

■^jlU-KLT. 1- [3- t [4- {*S7x=J^Mb 

-i-twjyff rsy] roe 

/H -lH->f =rV [4.5-c ] *S*J>-4-T 
Z>1 5mg (0.0 26 0—oD fceftlB* (mp : 1 
5 8-1 6 2.51C) 

(0102] IR (KBr)cr 1 : 3200, 164 
0. 1 530. 1 070. 700 
1 H — NMR (CDC Is) 8 (pp.) : 1.6 2 (2H. 
m) . 1.77 (4H.m) . 2. 1 0 (2H.m) . 2. 50 
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1 9 (2H.m) . 2.29 (2H. t. J«7.0Hz) . 
2.34 (2H. t.J«6.4Rz) . 2.69 (2H. 
m) . 3.35 (2H.q.J=6.5Hz) . 3.40 (1 
H,m) ; 4.58 (2H.t.J = 7.0Hz) . 5.45 
(2H.bs). 5.47(lH.s). 7.19-7.3 
4 (1 lH.m) ,7.51 UH.t, J = 7.7Hz) . 
7.82 (1 H.t. J -8.4Hz) . 7.92 ( 1 H. 
s) . 7.93 ( lH.d.J=8.2Hz) 
[0103] («t«28) 

»i -ih->( sr'/ r4.5-ci#y»j>-4-r 

1- O-Ti/TDtH') - 1 H->f S^V [4.5 
-e]*yU>-4-rSV0.32* (1.33-oD 
*H.N-s?*+A>4lifl'J»T§ H40al£SSU 5- 
?on«*||0. 1 5.1 ( 1 .4 6— ol) XVI - (3- 

V*+VT S /7nt/H - 3 -x>+*,HM&%?4 5 K 

•aunio.38s (1.99-dd fr»i*ari*!i 

ff Ufc. KJBKtoktlPi. BWrx-f-yWT2HS^t^ 
oniftW-^^y-rt' ( 1 0 : lv/v) T2HB*iilL. 
fc. *Wi**a*TaWU Ctt (NatSOOtt. 
*K«*BETW*Us. «fc*x-^T)- UfaU- 
MTIVU 1- [3- (S-9XiXXtlS<Ss9S4A, 
TSy) 7oe*] -1H-4 5rV [4.5-c ]# 
y;y-4-75y0.16g (0.445— ol) 

a or**. 

[0104] IR(KBr)cr':34 7 0 . 3 2 9 
0. 1650. 1525. 1395 
1 H — NMR (DMSO-de) 6 (p—) : 1.62 (2 
H.m) , 1.70 (2H.m) , 2.00 (2H,t,J = 
7.0Hz) . 2.12 (2H.t.J=7.4Hz) . 3.12 

(2H.q. J = 6.3Hz) . 3.62 (2H.t.J = 6. 
2Hz) .4.59 (2H.t.J = 6.9Hz) . 6.6 1 

(2H,bs) , 7.26 ( lH.t. J=7.6Hz) . 7. 
4 5 (lH.t, J=7.8Hz) . 7.63 (1 H.d, J = 
8.4Hz) . 7.98 (lH.br), 8.04 (lH.d, 
J=8.2Hz) . 8.2 1 ( lH.s) 

[0105] (SOtM29) 

l- T3- r r4-(y7x= ^s»i/) -i-tr^ 

US&SZJZZdJkl T\/\ 7Q^] -1H-4 5 

y/f4.5-cUyjy-4-TS>^ 

1- [3- ( 5 - ramify? s 4 /ur $. s ) rot 

/H -ih--( srr [4.5-c] ^yi/v-4-r 

5.V5 0— (0. 1 3 9— ol) . 4- (^xi^h 
*x) e^uyv -4Btt<B4 2« (0.1 3 9-dI) & 
WHB#y>.t5 8«(0.4 17-ol) tN.N-y/ 
f****T 3 H 3zl«l»T. 1 0 0t:t:artlLT7l«a 
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?ao*Jkb-jt 9J-fo ( 1 O 0 : 1 — 7 0 : 1 v/ 
v) WMBfrKJ: 0B«****>. «W*«x— 
ThU-f-AU-hLTWRU. 1- [3- [ [4- (it 

s/] rotA'] -1H-- f srv [4.5-c]#y 
'jy-4-rsy2o«(o.o338«ji) free© 

3fc (mp : 15 2 — 1 54X:) 4: LT#fc. C<Ot»«XO 

10106] 1R (KBr)a -1 : 3330, 320 
0. 2940. 1640. 1530. 1070. 700 
"H-NMR (CDC Is) * (pp.) : 1 .50 (2H. 
m) . 1.64 (2H..L1.69 (2H.m) . 1.84 

(2H.m) . 2.08 (2H.m) .2.19 (2H. 
m) . 2.20 (2H.t, J = 7.4Hz) . 2.30 <2 
H.t.J=7.2Hz) . 2.70 (2H.m). 3.36 

(2H.q. J=6.5Hz) . 3.4 1 (1 H.m) . 4.5 
7 <2H.t.J = 7.0Hz) . 5.45(2H.bs). 
5.49 (lH.s) . 5.94 < 1 H. t.J = 5.8H 
z) . 7.21-7.37 (1 lH.m) . 7.5 2 ( 1 H. 
t.J«7.7Hz) . 7.83 ( lH.d, J-8.4Hz) . 
7.90 (lH.s) . 7.92 (lH.d.J = 8.4Hz) 
r0107] (9dtM30) 
l-f3-(6-ya^*-»^7£y) 

Od -lHH5yyf4.5-c1*yJ>-4-T 
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l- (3-7s/roeA-) -l h — r srv [4.5 

-c] *y"J>'-4-7Sy0.24g ( 1— ol) fcN. 
N - y7fJWi^7 § F 3 Oal dH U 6- rot 
*7n>t0.2 1g ( l.l-ol) AIM- (3-S** 
f^7S/rnt;k) - 3 -x-f-A/ryPtfiM s K • « 

mo.29 8 (i.5hdi> tjoi. sari ami, 
t. RJcac*«*SftiiH8x-f-/j,r2e}ttajL. a 

—r^^tolcrhy-f-A^-hLTWRL. i - [3 

- ( 6 -Tnt^df-tfy 4 /V-TS y ) Ta^ju] - 1 H 
-4 SrV [4. 5-c ] ^y»J>'-4-TS>'50Bf 
(0.12 O-ol ) LTWfe. i<0ttf> 

[0 108] IR (KBr)cr 1 : 3330. 3 20 
0. 1 540. 1 540. 1 395 
'H-NMR (DMSO-d«) 8 (pp.) : 1.36 (2 
H.m). 1.52 (2 H.m). 1.70 (2 H.m). 
2.00 (2H.m) . 2. 1 0 (2H.t. J = 7.0H 
z) . 3. 1 1 (2 H.m) . 3.60 (2H.t.J=6. * 

VAr\Z9>*S9<7\,— h (SP-20) 

s vx+>Wt<< yrtseyw ( i pm ) 
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8Hz) . 4.59 (2H.t. J«7.0Hz> . 6.56 
(2H.bs) . 7.2 5 (1 H. t. J-7.4Hz) , 7. 
44 ( lH.t. J=7.4Hz) . 7.62(lH.d.J = 
7.8Hz) . 7.95 ( lH.br) . 8.03 (lH.d. 
J=7.4Hz) . 6.20 (lH.s) 
[0109] (5dtW31) 

1- T3- f f4- (^ xUUy^l -1-fc«*t 

y/f4.5-cUy»y-4-7gv^ 
10 1- [3- (6-7'o*'v4MfyM/l.T5V) 

;H -iH--fsr/[4.5-c]#yijy-4-7 

5V4 5« (0. 1 08«ol) . 4- (y'7i^h 
VlVify *UM6 5m* (0.2 1.5«ol)& 
VWr*U«7A5 9« (0.4 3 0-oD *N.N->* 
fVUfc/WATSKS.!*. 1 0 0t:taB»L"C8HnMi 
Lfc. ra6*C***£?oo*/U&r2BtttBU 
WKNa.SOiltt. «FF»«*«*L*:. SB* 

i->^-*(150: 1—7 0 : lv/v) *£iJS# 

-KLTTOU 1- [3- t [4- 

*^) -l -t'<!)y>'Mt/>f/i'] r«y] mtr 
A'] -l h->( =rv t4. 5-c] *yyv-4-r 

SV28ag ( 0. 04 6 2w>l > frSJtfi»* (mp : 

151-15 5"C) t Lxmtz. z<r>hw>»X&*fr 

-^uuaToaaor**. 

[0110] IR (KBr)cr' : 3330. 294 
0. 1630. 1540. 1070. 700 
"H-NMR (CDC Is) 8 (pp.) : 1.3 1 (2H. 
m) , 1.48 (2H.m). 1.63(2H.m). 1. 
70 (2H.m) , 1.86 (2H.m) . 2.07 (2 
H.m) . 2. 1 7 (2H.t. J = 7.6fe) . 2.20 
(2H.m). 2.27 (2H. t. J = 7.6Hz) . 2.7 
1 (2H.m). 3.37 (2H.q. J = 6.5Hz) . 3. 
42 (lH.m) . 4.57 ( 2 H. t . J -6.8Hz) . 
5.45(2H.bs), 5.50(lH.s). 5.62 
(lH.t.J=6.0Hz) . 7.21-7.37 (1 1 H. 
m) . 7.5 3 ( lH.t.J=7.7Hz) . 7.8 3 (1 
H.d.J = 8.4Hz) . 7.90 ( lH.s) . 7.9 3 
( lH.d. J = 8.2Hz) 
[0111] (%ttM32) 

OSBL*:. 
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0.28 
2.0s 
0.4s 
7.4g 
0.0s 



[0 112] soxzzw*l.tzvn,*?>*s?*?\s-m9>*h (SP-20) 2*IZ*WMt**0.2**M*.tiL 
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tmmvt:. ztiiz-- vx+yw vrotr* ( i p 

M) 0.4 g 8!CJl8»»P(8 0r) LT 

[01 1 3] (tt*Hl) 
2%4 5#*Fft«*>tB* 

88815 CEOO^^K Lfc S F 0 . 5 g 

£*UC. A&ffftf (8 OX:) 
iSVUfceftV-feU^l 9.5g«rJoi, WfL.**^* 10 
»M0U:. 

[01 14] (it««2) 

WW*.?* ?y ^owbjh 

o. 1 2%y>foyv«f i>*s*mm) 

[01 15] (*E*M33) 
( 1 ) tflR£& 

fW3 0 0-6 0 0gtf>«ttt. Hart I eyWW 
f F (HA*: /N^y-) WttfSSiT. 20 

I s h i i h (Naimyit-5chniedeberg's Arch. Pharaaco 

1.. 332.219-223. 1986) fclj: 9«ft3*t*:#&*— «E 

KaMI*^*. IM*»X#fc*oT1i2~3sn*>«l*MJJ 

fc. «*J43 7X;ClPaUfeaaKll (Krebs bicarbonat 
ejf:NaCI 1 18.1ri. CaCIt 2. 5sM, K 
HxPOt 1.2«M. KC I 4.6sM, MgSOt 1.0 30 
■M, NaHCOj 25aH\ glucose 11.1*. p 
H: 7.6 5) tfcfcLfclOal-^jrxSfSiWdBS 
L. 9 5XOt. 5XCOt<0»^XtiMlUfc. «* 
«oHolMl»* UkU **>»RttStfjSHI:*ayj F 5 
VXfj-t- (NEC San-ei.Type 45196A) 
EEJ)Ty7 (NEC San-ei.Type 1236) tttVZ4> 
9m\s9+0-f— (RIKADEMKI R-50) ±£&MLtl. 
[01 1 6] «*t41*HB incubation VXfrhtXf 
5^(1 0-»M) *»*LT«aMa6*#fc. Ztl** 

fc. WHft-^Jt2 0^HSI»«yiL. ftt*ft44M»-1t 

«<ot x* s ><r>imKir>e>ammi:**}ti. 

[0 117] t**S>ZWIWttSyi*«*fc:. 4 s 

*<f (i->fyy-f-/i'-iH->f s^y [4.5- 

c]Jf/'JV-4-7Sy) . «»v*7x^t F^SV 
JKtfWWrfc^lWiDMSO (>''.Xf-*X/Hfc*S'F) 

««K ( D M s o<o-?^jr *S»«t»TO«*«BBi 0 . 

1%) Lfc. 

[0118] (2) IS* 

*rt^rh««B<OtJX*5>4M*5 0XJWflT** 50 
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Kft&**>aK ( I Caatt) fcttTA* 1 fc**. KM 
W22. 24. 27. 29fttf31«fe61W4^7xV 

t f? s yttmiztx? s >«Kii<iwiLfc. 

[0119] 
[*1] 

*1 



mm<t+* 


tttx^s vffH tic..] 


< i +* P 


>lO-w 






IUM2 2 


3. 4X10"M 


tffcM2 4 


4.0X1 0»M 


»M2 7 


1. txl0-*M 


»M2 9 


3. 4xl0"M 


XM31 


2.2xlO-'M 



[0120] (3atH34) 

saaasmmum 

( 1 ) NKAi 

*MM*4sUK>Ba 1 b/c7<>X («) tH*^U7 
<*) J: 0 HAL. 1 3MJWWOSIIV)«ftC3aiK:« L 

[0121] ®r-«un»<owi 

0. 9XWfr*-F V *A***2 0.lfc**fc 9 ->t/ 
— (Dermtopnagoideapieronyasinus : international B 
iologieals.inc.;Lot.No.l4679) 1 gfcjftftU 3 Onl 
tf>**s^"f XtfrMCVL. *«TF. 4 0 00—4 5 

0 0rp»T**y^XL-«: <WMrFT**s^--fX 

^--fXUfc) . **i^MXLfc***5 0«l*>ilittr 
t£»L. SaT*3 5 0 0n»T54HSB8«:tTV*. -t«* 
S*03KJWt£*Ufc (W»A) . Z<Wkft*2WM*)* 
TCkferi^T. S»B. *»C**fc. *«* (RO 
*> T-p#«»U^aW« (H3fc*Ws(*> : Seasless C 
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Title compds . I (X = H, halo; m = 1-9; n = 2-12), which show eosinophil 
infiltration inhibition and antihistaminic activity, are prepd. Eight 
types of intermediates for I are also claimed. An EtOH soln. contg. 0.12 
g 1- [ 3- ( acrylamino ) propyl ] -IH-imidazo [ 4 , 5-c ] quinoline-4-amine (prepn . 
given), 0.13 g 4- ( diphenylmethoxy) piper idine.HCl, and NaHC03 was refluxed 
overnight to give 75 mg I (X = H, m = 2, n = 3), which in vitro inhibited 
histamine-induced contraction of tracheal muscle of guinea pig with IC50 
of 3.4 .times. 10-7 M, vs. 1.5 .times. 10-7 M, for diphenhydramine . HC1 . 
An ointment contg. I was formulated. 



